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Description 

g^^^ the Inventk^^ 
6 ^ReWol the Invention 



to 



rs 



30 



TNs invention relates to a novel external aoent fnr 
2. Description of the Prior Art 

^-^^ ~* « ^ 

"-•d Products of soutane is tlsTT^ " Wfc-tion,. Squalane. hyt ^ 

Potyaobutylaoe hM inferior pertorm«™J!r^ ^ BquK ' '^"JflSniled n^oi,^ 
on «ernp*«ure. IkJT^J^^ " T^J' *" •^ZZSSZfS 

Summary of the invom>on 

a<xJ^Z? has httte sten .mtabon. low dependence of 00 " olefin* 

E^J^* colorless transparency r«v^r72^ * °° ^P*"*™. a low pour poin7 

^^"""^•^canbeused JT^' oTL^L^. n °°^ tow « Characterise* and an.«S 
^ ^o, convene sp^Uoe. TnTw^^^^l^ * ft. s*n in £££ 

*• copofym* * rH»«ar».W^ ' ,0mr " <*" « • concent of 5% oy weigh,™ 

' ' * B ^ **"•«' «* «*» "towing oqutb ^ (|) "" B 



P OE 



50 2P 0-P E 



8 a (i) 



ss 



wh **" Pi represents (he molar fraction of th. ^ 

•^olar fraction of the miptJ<*Z component 0 f the copotvrner P . 

owi«— . . ••pna-oiefin component content and p ~ «Porymer, P Q represents the 

^ ylBO ° »f* entire dyad chains, of 1 .0 to 1 .5°* "* n* 1 " ^»«»on of the atpha- 
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Detailed Description & the invmH^ 
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20 



5 35 to 65 mote %. espec^ P^fer^^ "eO^^^^^T <* 30 to 70 mote V preferably 
mote V preferably 35 to 65 mote v ^pt^T-^^ « tfSttS! ^P 0 *"* conwn, 0 f 30 toTu 
content of the liquid •ow-n^lec^-weji^^ % - » *• component 

alphas component i, less thanlo^ioteT*. ^ZZ^T^™ "** % "* of «*> 

graded appearance (become, muddy^*, e^^^™^ ^ ^ ^ 8 ^ P™ P** ^ » 

'° a^efi" component content excoecY 70 mc^TS o^^t? ^^^^^^^ 
externa) agent is high and its storage stability is deon^T^^^ viscosity on temperature of the 

Examples of the alpha-otefin comrx^nt 
copolymer include propytene. I -butane. 1^*rJT^v!,.!lJ^ h ^»^ter^ei 0 h, ethytenic 

'he number average molecular weight fldni n# &1 
determined by gel permeation cftrornatography (01^^20^ ^rT < *^^^ * hyten,c ««>rymer 
the number average motecuter weight ^^ethy^ J^^^L 450 to 4.000. If 
the externa, agent i, reduced and\ beccW^noT^ a" JT* 15 °' ^ of 

preferably not more than 2.5. If the Q v*uT2^ ^m?!!^ 3. especiaHy 

The standard deviation value «> of the ethylene mZ!? 1 bee ^ * s*n. 

more than 3. prefer no, ^TnT^ l"* "O 0 ^ is ™ 

value (i) becomes greater than 3. the appea^fcoEE^ "« "»ore than 1. « this standard deviation 
m ««y -PPwrance (colorless transparency) of the external agent becomes 

The ethytenic copolymer in accordance with »». ;„ * . 

following formula (I), of 1.04 B Si.f^^ '"venbon further has 



a B value, defined by the 



2P 0 .P E (I) 



wherein P E represents the molar fraction of the ethylene ^ 

Z r r,T S m ° la ' ' raCti0 ° °' component coZT^T CO " , ° n ' °* "* «P°'*™<. Po 

the alpha-olefm/ethytene chains in the entire dyad cnainT *" repre3ent3 «*» "»olar fraction of 

*o The 8 value is an index snowing the seauerra *;«^k.*__ . 

copo.ymer cha,n. Larger B value! Z^Z^ ^ components in the 

and alpha-oiefin. ^ 0001 " ke chams *>* more uniform distribution of ethylene 

Preferably, the liquid tow^lecular-weight ethylene «wm 

the following B values. ^ etnyiemc copolymer in accordance with thra invention has 

VVhen the cc^yrr^ r« an emyW^ 
1.0 + 0.2xP t S B.l(1 -P t ), 

more preferably 1 .0 ♦ 0.3 x P E J B J -p_) 
so especially preferably 1.0 * 0.4 * P t s B i 1/(1 - p \ 

When the copolymer has an ethylene content of at'least 50 mole %:- 
1.2-0.2 xP E $BS 1/P C . 

55 more preferably 1.3 - 0.3 x ^ s B s t/p t . 
especially pieferably 14-0.4xP (SB 5 i/p c . 

When a 5 % by weight n-hexane solution of the abov« «t* i~ 
absorption wavelength at wavelengths between 2S0 knd ?~ COp °' yrT>ef is forTned its maximum 

280 nm ,s measured with a 10 mm cell its 
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5 Proposed in JaparUT^c^P^.^J ^^~ ynmeSi *° d in «*h me 

APPKcatton No. 25983^1^^^™ at ^ b °^- ,23205 "*« JaP^se Paten, 
<**>«». The above ethyter* cop^ymer Pr ° P ° rty oo.yme^uabon «yv 

by this invent. ^ vanoT^S ^^e^Jl^T "^^^ W lor the skin provided 
cosmetics, pharmaceuticals and wSruoTm^ -PPhcabon to the skin such as ordinary 

'° « »Q«^ne. Squid po^enT ^I^L^J^Z^ Furtho ™°' e - orner oi.y substances ^ 

"•nous cosmetics, such as hair cosm^T^ Pr ° W ' drt by w « inven,i °" •»■* 

'a-dabons. powder,, rou^ e^onr^J^r^? C0 " B6 « ie * '«* cream,. tobons pa^T 

t2 ctSoZ^r^l i,,US,rS,te "* PreSe °« inven *>" rnore specificariy 

^^T^^^ cc^ymers 
following methods. accord.ng to the -rrvenhoo were measured and evaluate by the 

*» (<> Composition 

wJ^erm^" ^ contents ol e^ytene component and the aipha^efin component 

» (2) Number average molecular weight(Hn) and Q value (Bw/KIn) 

and Mw were measiirArt at fxii*- 

Takeuchi.puMsnedbyMaruzen^o Ll d " aCCOrd8nCC Permeation Chromatography* by 

9 r^^ h T^^ p 7 -V *>yo Soda Co . Ltd, o, a Known 

"H«sured. A calibration Kne showno me rau^^^fl <$ * P 6 "™*" chromatograph) count were 

s * -nd «hTwSh^'C m ^^^ — *• —be, average mofccuia, 

s va,u ° was determ.ned o^cuia, wo^ht »w (or polystyrene were catenated, and me H,.q n 

E -i^^^ rsc^Tn r 3 "^ " ~ *~ — « — • 

correct Mn calcu^ lor =~ «""" ~ " 



40 S^"Ple preparation 

(-) The sample and OK*chlorober«ene 



SO 



55 



^^tratKx, of me samp*, -JTT^Z w^^T Er1e " m »^ Mask so tha, the 

^T^^Z^ZJT™ ^ « *», hour, and the 

subjected to GPC Wer (OO8nm 0 *ameter O S micron). Then, the filtrate was 

gp C conditions 

W Apparatus: made by Waters Co. ( t SOC-ALOGPCl 
(b) Column: Zorbax tvos * J . _ 

(O TemperatureT^ *> E ' ^ ^ * * Co., 

(d) Flow rate: 1 m .<min. 
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d ' V ' dea in, ° »™» Actions of different compositions. 
Method of Experimenting Solvent Extraction Fractionation 



'unnel -as shaken. On settl.nn. t^^on ^^l^ ra *> <* **an*ac«one was S^T ^ 

shaken and then allowed to settle, whereby it separated Zu^J^ *™ ***** The mixture was 

a fracnon solution 2. and me upper layer was cZSS « °7° r ^ ™ ^ *** was ~ 
The solvent in each of the fraction . ** 8 ,racu *"' solution 3. 

The content 0 , ethv^n ^^E'^^^T? > «- «" '«> o^n fractions ,. 2 and 3 
content and we.gh, fraction of ethylene in each^ l^fT** * ,,<>NMR ^ng , the 
ethytene was calculated .n accordance with me fono^^T^ Slandard *™™ <*> of the com™.* 
broader ethylene composition distribute '° mM " a - ^ devwrtion vah*, show, a 



E -Z EiWi/£ Wl 



£ i - E) 2 Wi 
1 



(4) 8 value 

The S value of the liquid tow-molecuiar- 



~e, 9 h. ethylene copolymer „ Oefioed « follow,. 



B - P OP 



2P 0 -P E (I) 



^presents the mola7lra^on? ( totx^T^Unl^J^*'* COrnpo ™« CO"'*™ of the copolymer P« . 
me a.p.h a ^ in . e , hvtene cham jf , m<j £^ e 2£' M and P„ , opr ^ ts frac^o, 

(1982,. Polymer Science. Polymer Physic,. Ed", 275 JC na0da " Macromotecutes. ts. 353 

la ? er 8 *"ow, le„ biock-lik. chains J^l** M ® 73,; * Polymer. 25. 44171884, 

'he J C-NMfl spectrum of a samnJe or*»*r~i k 
a '0 mme samp* tube which contain. Z^Zl^" 9 200 « »• copolymer 

no,,.on, And men. from denned P.. P c and P^TSTS^ZST^ ^ °" ^ 



conditions, 
so Conditions 



Measuring temperature: 120*C 
Measuring frequency: 25 05 MHz 
Spectrum width: 1500 Hz 
Filter width; 1500 Hz 
Pulse repeating time: 4.2 sec 
Pulse width. 7 u sec. 
tntegration: 2000 to 5000 times 
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<5) A value 

The A value of me liquid »ow-fnolecular.«-*i«h. ~ L 

wiowwvi method. A5% 

s mm. and its yv ab ^ 0rptl0n spedrurr, ^T^™^^^ P" 1 * 8 ^"9 « thickness of 10 
""^ng uv absorption spectrum. m* a^^"* J^*" 250 and 280 nm J me 

defined as the A value. The A value squa^to^l^ nMUO ' num ateo ^^ wvotength region w« 
"qu-d paramo ^ cosmebc was^™^ cosmebcs, measured by this rT^.^^.*^" 

'° <6) Mutagenicity test 

(7) Irritant effects on patch test 

Vaseline was coated on an aluminum dish and a Kit., -„ 
!T P f «>po.ymer was infixed in the paper IS me 1^ po * on it. A moderate amount of the 

-.murMuded ey* uSder natural Kgfi, 5 min^ter^T^ ^J?* * s4dn was observed 

ooserva.on were rated on me ££JL™«°* •** ""novif. The reSTof 

Standards of > ei/w ,„ Bt .^ n 

**»♦: Large blister 

: Erythema ♦ edema * 



rs 



» wim 



small blister _ papule 
Erythema ♦ edema 

Erythema 

Light erythema 
No response 



positive 



pseudoposi tive 
negative 



(8) SUbiNty test 

^T^* USSLTji •mT^nST Ub. No. U04^) 

'° test. WW,lh,s lns«»d of so^ne and then 

SpeahcaHy. me kpstx* wa3 ob««rv«i i~ h 

o. t^pe^ ^!!^^^ S-C. room t*mper«ure. x . c M 

^XiLr^ ^-SS?^^ mention can be 

the tormul*t^rTL°J!!!™^J' K, " t ^ P»oduction of the copolymers tmobv, ~. - 

Example i 

S^f^ COpoly 

upper P^tfr^ reacts 
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to 



Hydrogen gas was fed so that the gas phase oressu™ ;„ ^ 

me reacton m.xture m the reactor w„ atways aT^tsT?*. .~ c *' *> that me amount oi 

toM C by orcu^ng hot water through a jacket fa£!o m. o^idTt^ ,,0n , " m *" h ™ ~« justed 
added to the react-on mixture withdrawn from the tower JCl!^. P ° n ° n «* "* reactw - Methanol was 
react™. Then, me reaction mixture was wasZl^m^LT 00 °' •» stop me porymeS.^ 

punhed byfreatrnen, wim ,00 g of activated carbon to\£. J2 ^ J " B °"»» «— coporymer was 
Ethylene content: S3 mole % ro 9'^ » copolymer having the following properties 

Number 



»5 



Number average molecular weight- 410 
Q value: i ll 
* : 0.1 

B value: 1 2 
A value: less than 0.01 
Kinematic viscosity at 100* C: 4.55 C ST 
Viscosity index: 153 
Pour point: less man -60 • C 
Color (APHA): 5 
Iodine value: less than 0.5 
30 Specific gravity (of* ). 0.808 

Refractive index \ ; 1.450 
Acid value: less than 0.0 1 

Appearance: colorless transparent norMxterou, UqukI 
23 Example 2 



Example 1 was repeated except that a hexar» . 
was use. .nstead o, me hexane solute of vt^l 00 miHimoto.rter, 

ethyl alum.num sesquichloride was chanc>ed tr7?4n ~ ^1 cooc «^«kx 1 of the hexane solutions, 
P^ene g«es were changed to 84 t^,^ 1 ^?'*' "» — — - t^HmXTarS 
so that the gas phase pressure of the reactor *** ""Pectivery; and hydrooen oaa maa uZ 

. «*£merwas per hour, and ATSrSS^^^ ^™ " 

Ethylene content: 48 mole % copolymer had the following properties. 

Number average molecular weight' 270 

Q value: 1.05 



&: 0.1 

B value: 1 .2 

A value: less than 0.01 

Kinematic viscosity at 100 'C: 1.83 cST 
40 Pour point: less than -60 • C 
Cotor (APHA): 5 
Iodine value: less than 0.5 
Specific gravity (df ) : 0.788 
Refractive index (n£* ) : 1.441 
Acid value: less than 0.01 

Appearance: colorless transparent nor>^iorous liquid 
Example 3 



so 



55 



Example 1 was repeated except that a hexane aoiutw „• 
was used inste* of me vanady. trteMorWe ^^IT*"*** 0 ** (25 ^»r**~*ter> 

"™num ^uichtorld. wa, changed to 80 ^^JZr^^^ 0 ' ** 

Oases were changed to 360 Irter. and 540 liters per TZTl^JT^ «•« of the ethytene and propylene 

Number average rno*ecular weight: 3200 
Q value: 2.54 
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*0.1 

B value: 1.2 

A value; less than 0.01 

Kinematic viscosity at 100' C: 1740 cST 

Pour point: -5 ' C 

Viscosity index: 300 
Color (APHA): 5 
Iodine value: less than 0.5 
Specific gravity (of > : 0.849 
Acid value: less than 0.01 

Appearance: colorless apparent non^on>,s Rev* 
Example 4 



2S 



a *e*ane sCution ol vanadyl trichloride ^^1,™^^' JJT ° heXa °° *» » so ^«- ' «•«»»• of 

ctnyiene g«. ^ ^ ,^^ ) ^ e ,^^^*^° ^ from ft, upper portion, 

rate o, 36 180 Ster3 . ^ , ^Z^Zt^^J^ "* * the ^ a 

oon«.nuou,ry wrthdrawn from the tower r^Sof » ^^hT 8 ^- rearton "« 

»e reactor »o aiways maintained at 2 fterTTne mL2!^L «* «*» rwcson mixture i„ 

no. water through , jacket fiwJ to ^ Sdl^on^oT toZZT * *' C * c ' rculas > n Q 

m.xture withdrawn from the tower port^TT J^l^l ^ ^f*" -«* added to the re**on 

| , ^'^^w«^JS^2^^ Then. «ne 

*as a liquid e»ylerie/1-decene cooofvnwL kJ! nmov ^ e hexano solvent. The resulting crude wootvmer 

■ "y*ooen pre^ure * ^ kg^G^^ TL^^T ^ IT**!'?' <* « 150" C under 

treatment a, * , to ^^J^™*f *~ »ub*cted to topping and actrv«ted caro£ 

-rage rr^tecuJ^T^^^ ^ 

O w»h ia- « Bar —ww 



O value: 1.85 

*:0.1 

B value: 1.15 
55 A value: 0.02 

Kinematic viscosity at 100 "C: 34.9 cST 

Viscosity index: 172 

Pour index: less than -45 * C 

Color (APHA): 5 
40 *odtn* va*ue: 0.9 

Specific gravity «jf , : 0 .843 

A°d v «*ue: (ess than O.Ol 

Appearance; colorless transparent non^xJorous liquid 
* Comparative « 



so 



.O*rbon of «hy, -urn^m .e^for^^^,^ «**'«*•. 1 Bto.*r oTa 

ol propylene g« were fed corrbnuousty. ^^^.T °< a«"y«ene g« and ,« 

"JZl™^ 5 7 ^ t« «ne 9« pr-ae pressure 

P^^ COp0tym<,r ^ °* «»°-*9 properteaT^ °< tr» crude coporyme, -as 4*0 0 per hour . The 
ethylene cm#M** tc ^ 



Ethylene content: 75 mole % 
Number average rnolecutar weight. 4500 
56 Q value: 2.05 
*: 04 

B value: \2 

A value: less than 0.01 
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Pour point: ♦ 20 " C 
Iodine value: less than 0.5 
Acid value: less than 0,01 

Appearance: white semi-transparent non^orous liquid 
Comparative Exam ple 2 
Example 1 



to 



Example 1 was repeated except that the rata* ^ 
chanced to 5 liters and 100 liters^ nZ.^s^SeJ a^nV* were 
pressure of the reactor reached 10 kgWG TtT^L V dr °° en <>« ~« *> that thegas phase 



- ^ wv *.vvu«) 

Ethylene content: 10 mole % 
Number average molecular weight 810 
O value: 2.21 
'5 4:0.1 

B value: 1.15 

A value: :ess than 0.01 

Kinematic viscosity at 100 *C: 30.0 cST 

Viscosity index: 60 

Pour point: -25 ' C 

Iodine value: less than 0.5 

Acid value: less than 0.0 1 

Appearance: ceteris transparent -nonKXtoroua liquid 
25 Comparative Example 3 



30 



Number average molecular weight- 120 
Q value: 1.07 



*: 0.1 

B value: 1.2 
35 A value: less than 0.01 

Pour point: less than -60 * C 
Color (APHA): 5 
todine value: less than 0.5 
Acid value: less than 0.0i 

Appearance: colorless transparent non-odorous liquid 
Comparative Example 4 



so 



Using a 44iter glass reactor eouiooftd ~.t* •* 

ZT*'™ " a,mOSP ^' C "°^°^^7^yT i/P '° PY * ne COP °^ ~" continuous 
so.ut.oo of van^y. emoxydichtonde „. 2 milJS^SlT 2« * ""^ of . hexane 

aluminum S e5qu«htoode (14.4 mi.Hmole^. w^TZ^L^ JL ^ * * "•»■"• «**on of Why. 
rri" 0 ^ "PP 6 * portion of JZ^^^^JZ!^ ™*°"™*>»«~ PoS 
•mo me reactor at a r«. of 170 War.. , , 0 Htan ^gZlr^^^ "r*^ 0« were tod 

react.on m,**™ was continuously w,^^ En, £ ^ '«P~*v*y. fc, £ 

reacnoo mirfurein „. f9actor w „ aTTl^^T^,!^^ • tat *• .moon, „ 2 

35 C by arculaong hot water through • Jacket fh^\L r ~ ctto ° temperature was adjusted to 

nature withdrawn from the towTpXn I^L °' »• rector. The 

obtain a crude copolymer , r.^^pT^, ^^J" -»«^-..«^ E .>.mpTT£ 
fol.ow.ng propertiea. 0 p* hour . The resutong final purified copolymer had the 

Ethylene content: 59 mole % 



Number average molecular weiohr 8600 
O value: 2.25 
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* :0.1 

B value: 1.2 

A value: less than 0.01 

Pour point ♦50*C 
5 Cor (APHA): 5 

*oc«ne value: less than 0.5 

Acid vaJue: 0.01 

App^anca: colorless tnjns^ 

10 Comparative Examples 



*. rector. Then. . ^ mi)rturo „ •mX^^'^^-Tr.f^ 

respectively) was ted from the usoer r*v*™ ^™ hydroo«» (144. 21.6 and 144 Mers per 

mature. 2^2 m , o, . MyTh^^ Tr£L It^JT *• <* 
Tom the dropping funnel, and the copolym^LT^ If^** Ctltorova ^«» w added dropwise 
10 mi of me*™* was added to s,^ p^^Tt^^^ <«• tC£" 

Ethylene content: 58 mole % Numh^ _J. . following properties. 



*> Ethylene content- 58 mote % * C ° P ° ,ymer blowing p 

Q vaJue^ 4 T^ Number molecular weight 600 

Pour point *20 # C 

Appearance: white non-transparent rxy^xtorous greasy substance 
25 Comparative Example 6 



30 



* '«0 liters ar* 240 Bers per hour, reso^et h^l!T % ^ «»»s won, changed 

Pj««ure of 4.5 reactoV:^^ rea 2 0 ^^ was « *> « •» e™"<* an gas^e 

P«««c«on of the crude coporymer was^OO g p^^^hTT? to " 5 * C " «• of 

property. ^ «» 0 P» hour. The fir*l purrfted coporymer h«J me fo.low.ng 

Ethylene content: SO mole X 
Number average molecular weight: 400 
Q value: 1.56 



* : 3.2 
B value: 1.15 
A value: less than 0.01 
•odine value: less than 0.5 
Ac* value: less than 0.01 

*War«nce: colorless transparent non-odorous liquid 
Comparative Example 7 



deaJr-L^T fllaS * rMCl ° r "^P** st<w w., M ly puroed wit* ^ 

mixture of ethylene, propylene and hydrogen f75 7s~!, TST^ ^ r ~ c,or Thereafter. . 
.nto the rewaor from «, upper portion. 10 minute72w£l "L^L'!? ^T* ^ "»»pectjvety) was fed 
of truv-um trichloride was introduced. The n^o ^^T^ " ** ™*ure. ,.54 g 

£JT T^" °°* ** * miOU,M T »*^^0^'cT^^ ^ — •» POhyrneriz^ 

re«K>v The resulting reaction mixture was treated uL JT^!L *** d to 8too »» PCymeruation 
havrng the followino properties. " '° ' to give a fir*| purified copolyrnT 

Ethylene mntont fc 7 



Ethylene content: 45 mole % 
Number average molecular weight: 1500 
0 value: 3 t4 
B value: 0.84 

APPea " ,OCe Wh, ' e ~« , non^orous greasy suPstance. 



to 
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Evaluation Example 1 



lw.ce the number of n«ura, reverse mutant, w«»r^S2SI mUt " m8 in 



Evaluation Example 2 



The final copolymer obtained in c.^.u - 

60 mmu.es later. As in me reautt, of . test cood^^T 20 ne 0« tiv » «*ject5 both 5 minute, and 
found to be safe on me human body. Cooduct «* °" «»«al«n* for cosmetics, the above copolymer was 



Evaluation Example 3 



Lipsticks were produced in accordant-* 

Formulation Examp le 1 

Cream (o/W type) 
(Composition) 

(1) Sorbltan sesquiolerinate , Crt „ 

«> ^.^un. c , tw e : her 

(3) Stearic acid 
(5) Glycerine monostearate 



0.500 
3-500 



(6) Cetanol 

(7) Copolymer of Example 1 5 ' 5 °° 

(8) Methyl P-hydroxybenzoate 

(9) Propyl P- h ydroxybe„ 20ate 

(10) Propylene glycol ° 10 ° 

(11) Glycerin 2 - 000 

(12) Delonlzed water 10 - 000 

(13) Triethanolamlne 59 ' 3 °° 
Perrume °- 100 

0.200 

100.00 



ti 
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- coo**, anc ^ 4^^^^'^ ££T" ~ 
* Formulation Ex amote 2 

Cosmetic oil 
>0 < Compos it Ion) 

(1) Copolymer or Example 1 

(2) i-Propyl myristate 

(3) Octyl dodecanol 

(«) Liquid lanolin 5 ° 

(5) Octyl palmitate 

(6) Dibutyl hydroxy toluene 

(7) Perfume 005 



25 



^5.00 

8.00 



10.75 
0.05 
0.20 



100.00 



40 



45 



SO 



55 



Formutaboo Example 3 
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Foundation cream 
(Composition) 

(1) Stearic acid 

(2) Copolymer or Examp le , 12 ' 3 ° 
<3) Cetanol 8 ' 10 
(") Cholesterol 9 ' 70 
(5) Methyl p-hydroxy benzoate l'^ 
"> Propyl P-hydroxy benzoate 

(7) Delonized water °' 10 

<8) P °Wethylene SO r b i tan \ 9 " " 

monostearate 
(9) Propylene glycol 

(10) Sorbitan monostearate 9,20 

(11) Kaolin 3 '50 

(12) Talc 6 -30 

(13) Titanium oxide 5,20 
<«) Yellow iron oxide 8 - 5 ° 

(15) Red iron oxide 

(16) Perfume °' 20 

0.30 



100 . 00 



The .nored.ents (l) to (6) were mixed and hediea m 7< . r- 

*° '° 7 V C ^ ° rad ° a,,y a **" * ^^IZ. jL"^"' 9 °' ^ in0redi8 " ,S < 7 > «° 05) were 

.ngre rt ,e„, „6, -as «„. lly adaed t0 , orm ^ abeve e pr ^ T *> "««-,. w. s M ^ 
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Lipstick 

(Composition) 

(1) Microcrystalline wax 

<2) Octyl palmitate 9 -°° 
(3) Oleyl alcohol "- 00 
(*) Copolymer or Example 1 "'^ 

(5) Carnauba wax 26,00 

(6) Beeswax 5 ' 00 

(7) 0ibutyl hydPoxycoluene 

(8) Butylparaben °-° 5 



0.05 



(9) Castor oil 

(10) Red No. 202 23-18 

(11) Red No. 2 0 i» 2,10 

(12) Yellow No. „ alumlnum lake J 

(13) Titanium oxide 

(1") Perfume 1 ' 5 * 



0.05 



100.00 



Ctakns 

so /u,! . . _ •vwuw w**gnt) of not more than 

<*v> a standard deviation (l) of the ethvton* , 



14 
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<*> a B value, defined by the (|> 

8 S P OE 



CD 



W 



2P 0 -P E 

wherein P t represents the molar fraction 

athaT; ' raCHOn °' ^ a '*™°"<™^ £Z; ~ °' "» C °^^' P o represents 
alpha-olefnemylene cha,ns ,n the entire dyad ch JnT oT,^ r0pf0S ° n,S "* of the 

2. A preparation according to claim l wherein ttw. , 

more man 50 mote % and wherein ^'^^ «" «»*ene component content of no, 

10 ♦ 0.2 x p e S e s i ( i-p t) 

3- A preparation according to claim . or 2 wherein trw, , . 

mole % and wherein ^ e ' n ,he copolymer has an ethylene content of at leas, so 



'■2 • 0.2 x P e s e < «/p { 



JS 



30 



so 



IS 



4. A preparation according to any . a of Hw> - t 

propytene. ,-bu.ene. ,-pentr- 'i^Z-ZZZ? ^ *" ■W»<**n i, selected from 

•efraaecene. '■*"—=**. , .«c^r>e an^^J^^ 1 " OCtW1e - ,-< J odeceneT 

- ^^-ac^dingtoan^^^^^^^ 

«• A ^--ordingtoanyoneofc.m Slto4 ^ hi _ rtnt _ t 

7 " " PfeP " a,i0n to -V one o, claims , to « ^ „ . ^ 

«• A preparation according to anyon.ni*. ~. ,. 

component conten, of 35 to 65 To^L a ^ copolymer has an ethylene 

B s 1 -o V V " (, - P <> «*> ethyiene comenMs nT m ^ Va,Ue -"«—"••« by ..0 

S '' * when ,he content is a, leas. 50 mole % 50 m °' e % 1 2 ' 0 * « P £ S 

9- A preparation according ,0 any one nf »w, ~. 

P«tontan*prt}ch© won. 

1 " =jrr ~ — * ~~ .„ ^ 

iTJSfST-* .-Otefin in ^ Menge 

^m'^^ (Mo, von 200 «. 4500 

Margewich,, vTnlcT mX ^-"^ *--»-^*« ^ ^ ^ienrnM^ 

(v) e.ner AbsorpUon (A-Wert). be, c^W^^T^ ^ "^t mehr aJ, 3. 

kL V °? n ' Cm ^ " S ° '- -bel d ^^*^cn *w,sc*en 250 und 280 

Konzen,ra„on von 5 Gew, % ethytenisc^ ^opoCeTTn Z^Z.IZ '° " ^ — ' 
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<vi) einem B-Wert definiert durch die fotgende Gleichung (,) 



P OE 



ten bedeutet. von 1.0 bis 1.5. o-OlefirvEtfiyteo-Kenen ,„ gesamten Dyadenkei- 



'0 *0^P £ SBSt(t.p E , 



ist. 



*> 1 Mine) nach Anspruch I odw 9 ,^>^ ^ ^ 

au^eis, una ' °«* 2 ~ "<**» Copo-y^ e.nen Em yte ooeha« von mindestens 50 ^ 

» ist. 

cen. 1-Oc«*dec«n und ' DoC80 , DodGc ^ '-Te«radecenT>Lede- 



30 



kum 1 si 



"* 0, *~™ ~ *■»•—«'» a» „„ Ko Im . Bh , 
» '■ — «. „ 

9» Mlttef flACft Oinpin rtAr 

« en con,po«n, e„ y *n, de 30 , ,0 * en ^ e , _ 

superieu, a 4. m ° yenne 80 POO*"""** molecule moyenne en nombre, non 

("»> un ecart-iype «) de la teneur en composan, ethytene lei n.- ^ 

•*« Page, 7 « 8 ci^essua. non supine \T * QUe """" * ™°«*> <*cri. dans 

M "neabsorbance (parametr. A), oou, une' tongueu, donde «. m . 

ww a ' d'une celluhn 



d une cellule 
16 
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(v., uo ,^, ce B. mm pa, (|) 



B - 



P 0E 



30 



J5 



TO " fc 

dans laquelte P E repnisente la fratti™ ^ 

.racon m o. aj ,e du ccposa^, ^r^'p "f^""' du c°PO. y n*re. P 0 repnlsente I. 

-« enc^rrr 
'5 2. Preparation selon la revendication 1 Hane i liA 

em^ne oon SO p*, jeu ,e , 50 % e „ n^SJ^^T^ P °"* d ' ^ «~ - ccmposan, 

t.O * 0.2 x P[ S B $ 1 <1-P e) 

3 Preparation selon la revendication 1 ou 2 n*n« , 

d'au mens 50 % en mole, et dans lagueHe * * une teneur en ethylene 

1/P e 

*s 4. Preparation selon l*une auelcnnn ^ 

octane. .^c*oe. l^todAcene. l-«*rad**„e. i^^^^^^-f^^. 1-N»*ne. 1- 

» — — — ta « — — ..t^.^^ 

,o . „ . , s . . ,„,.„, _ m _ _ _ 

t0neUr 00 v *" - ^n, 50 % en moles. 

Preparation selon Vune qoe»conou« rt** m 
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